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imm i j ( 1 > x-mtit 2 -Wf 
liti) 

B 



(1) 



[I9#«2] Btf>-r->C >>7^K f-Sy, Tt 
— y, 77— y. S-^/l^n^hv-y. 5-7/M-o 

4 - N -XWs h 5^X144 - N , N - V* h 

zsvchhwm 1 teaw2 -r** 3 -x^-x/i, 

fcBtftL 3 Sxx^^fcii-ewag^WfcftS^itl. 
xyTNfc&fS3#?f 2tBBi?>2 -T**^- 3 -X^XfU 

[f?f*JS4 ] ktotrvmizmML 0 &xxr/Wgj« 

*$»*<r isfrmT&ms® 1 - 3 2 

— f tf^y- 3-x^-yl— /3-D~y#?7/ 

[!83fcJ85] is^i-4<o<Miti*H~ie«<o2-T5t- 

3^-3 -Xf-X/W- y9 - D - >J #y y J isMmtk. 

imsm) is*^i~4WM^tKiiw2-T^ 

* v - 3 -Xf-X/P- /5 - D - >J 7 7 J is/l4mW. 

kt&mmuto. 

[000 1] 

immi mmm *wwmMrtmm»Mz 

[00023 

X7f^ (UFT) . Y^i^y twj'Jy. tf/i/*?- 



££Wt&*?l'*;'r-*i:LTI±, Chen. Pharn. Bu 
11 35 (6) 2605-2608 (1987) iZl- 
[2,5- : J- ( t e rt-yf/^fA-y'J/l') - 
3-C-7x^-^-/8-D-iJ,if-^yh77yv 
^^v'/l'ife^t 1 - [ 2 , 5-V- ( t e r t -7 
+A&*+A&VA') -3-C-7i*f^-^-D 
-y^-^yh?^/^] rf—yi)K Tetrahedron 
10 Letters. 36 (7) 1031-1034. 1995 
iZl- [2-0- (tert-rf^WJ*) 
-3-C-Xf^l/- ( 9-D-!)^-^h777y 
AO Tetrahedron. 4 7 (9) 1 727-1 

736<1991)fcl- [2-0- (tert-7f 
tV i?* &)V 1/ U ;P ) - 3 - C -xf-x;k- 0 - D - >J * 

3&^^3^i^ffltCOV^TttiB«$*tTV^V^ X. 3- 
x^x/W-zS-D-ytf^/^/l^ftcfc LT«*H 
BB*A>* 5 5ttai8SLfc«ilFffllS^lia9 6/ 1 8 6 3 6-f 
20 tf^l3^-CV>&3& 5 2-7 r 3r^^-3-X^;W-/8- 

d - y 7 j wmmmi^ttimtiT 

[0003] 

[%Bfl*«LJ:dfci-sii!@i] *m?>mi±. m 
titnimrm^itammit Lxm%mm%2 -f 

v - 3 -Xf-x;l/ - 0 - D - y #7 5 y 
[0004] 

[|Rffl^S?»i-tS^«)W*a] HRsS ( 1 ) 

TSlSft-& 2 -x** ^-3 -Xfx;W- /3 - D - 'J # 
30 7 5/ ^^ffr&tf *<0£lfrrtT^l::ll)iSatL 3 SI 

[0005] 
HL2] 



40 



(1) 



(*K B|±S«i^^LTt,J;^lSg|Ja3l^^1\ ) 
[0006] »M{iSlSBf^tafe3t^m, 2 -f 
Thts^y H 7 9 ;-x(D3mzx.1~-)\sm£BAlt: 

mmm^mv^tKmmm^t, tmrnrnttx 
[ooo7]±ieHR^(i)4'. B?mtizwm 

ys^'yjsffi. 7?-y. yr-ymnrvy&mi)^ 
«Trt^-*«. a&iteffir^i-itxiiTf^r^/H^ 

50 cOTv/UJS. <£»T^3^i/*;nr:-;l«. ffiftT^T" 



(3) 
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yym?t iximm y -yUiiie^ wrap, mm® 
=h. ^vmrnvmimfhtiz. tmr^imtix 

ii. M£tf*f-/k Xf-;K n-7Pt/K AV7U\£ 
;k n -y*/k 4 Vf+A'* s e c -7f-;k t e r 
t-yf-;k -^y^k ^^;l^l<7)^ai~6<7) 

i/^tLTtt. WjtHMvl'S/k T-fcf-Jk 7*ne* 
x;k 7^'J/k A y7f-'J/k *<W 

j a frwmmm®. 1-6 nmazmmmT m 
M/k $-i-yYA)vmifimfhite>. z.n 

tMmmtLX. {£»T^*;u3S. ffitftT^a*^ 

*>W£iiS.. fitST/Pa^St LTli. 0Utfyh 
-7h*>\ -fy7h*x. sec-y^y, ter 

[0008] m.7iv?*istnvx=jv&bLx\*. m 

Uf*b*isA)U#-fr, xhdf~>#;Ptfx;k n-y 
OjK*v#A'JKx )K A Vrui$*l/ijA>i£~lV, n- 
/hJfy*M-/k 4y7h*>'J&;M*X/k sec 
-T'UfS'jtWWfcyk te rt-^hdr^^-K- 
/k '<y j frVtt t siJ)V#—)V^ ^^fV^^iDVil^ 

x;k X-y'f-lVttislDVX-fV. 2-7t~)V* 

*i/#;W;i?x/k 7iW3f^y*/l'^k « — t 
7f-/uy 1-)Vit* £ -7 

i,tjfr#-}v&tfmft>i\. zixh\m\mt tx . <s 
[ 0 0 0 9 J £*i*j?ssfcB»i. 5 6xxf;i*il 

ffifcli. HSsS ( 1 ) T£2ft&fl:#B3c03&tf5ftco 

vmftxmizsmix-m£. ( 1 ) -c^^ii^^ 
^^iScai-t&te^wxx-f^ffi^siicL, iixxr^ 



*%ix^xi>*\.wmmximmi<7)7^>vmt lx 

'vrnSa^Kx/i^ 7z/)V**i'7i')V3mW 

Wft>ti&. m.T)\st);A)v&tLx\±. mi\i^)i 
S;k t**)V^ row^. 7f-y;k -fyyf-'j 
/k ^y^y-f/k 'MMrvM/k ?our*f7k ^ 
10 ynny-fef-/k h'J^nnr-fe^k h'Jy/M-ny 
■fef-/k ^ h^T-fef-yk xh^^T-fe^;PS^)i: 

t (Ohh &m® 1 -6cr>7>i>* J A ivg&mrbti 
h. 

[0010] TV~-A<i!})VX-)V&t LT<±. m±ft< 
WAlV, a-r-y*h)Vij)Vit~>V^ 8—fy^-A>ii)V 
^x;k 2-^f-;l^.yy*>f;k 3-^f-;^yy>f 
4-^f;Ky , /^k 2,A-'J^)VK>YA 
;k 4-x.+lVKvYA)V. 2-*V*i/'<*>VA)V. 
20 3-^b^^<yy-</k 4-^bdr^K^y-Y;k 
2.4-^h^f ^yy-f/k 4-xh4f^-'<.yy-< 
;k 2-^< h*x-4-xhdfv<yy-f/k 4-rn 
^y^Jk 2-9un<>VA)V^ 3-?oa 
'Oy-f/k 4-;DO^/^k 2,3-y?OP 

<yy-<;k 2-yot'<.yy'f;K A-y)i*w<.y 
YA)V % 2-i])V^i/^y-/A S-tuVif^y^ 
>VA)V. A-H)VX* : sKyVAfV. 2-yT^> 
y>f;k 4-y77</y^k 2 -x Mj^y-f 
4-xho'<.>'y>r;k 2,4-vxhnOy^ 

30 jumommt Lxmcr^m. mr>v^^ 
mtzm&ztc?>h&<yYA ;k ^f-^A'tfx 

[0011] ^xD^*^-"Kx;uait LTJ±. Wi-lf 2 

-77-;^^fci- > 4— fryy/i'^jKx*., 2 

-*/U/k&/M*x/k 2-t5^x;^/l'dfx/k 2 
-tr'J^'/U*/U,-Kx/K 3-tf'Jx^7/^x;K 4- 

40 tr^x^^^r-t-f/P, a- {T*i-T)V**z/) 7u 
t*x;k /3- (rotTix/U:**^) rn^_;U 
«tWf <?>tlS. 7'J-;U5l-df£/*^;Kx;uSfc tX 

0iX.»f7xydf^*^X;W s a— ^^f-^^rv- 
*;l/^x;k & —ry1->VJ(*isj))\,X~)V. 2-*1r 
)Vy^J^ is*}>VX=.)\< . 3 - * x y >-^^;K 
x;W, 4-y-^P7xy^^/l';Kx^, 2,4-i/y 
^7xy4f>-*/^x;W, 4-if^7i/^yM 
t^x/k 2-y h^7xy-^/v/l<"*'x;k 3-*Y 
^y7i/^y4M^k 4-y h^fiy7xy^r>-^ 

50 /U;Kx>k 2.4-iy'y H- J »rv7xyJf>'^;^ifx;U, 



(4) 
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4-xh*^7x7*ioM/tf-/k 2-.*Mr5'-4 
-Ih^i'7iy^y*;^K 2-?U07x/3r 
i,tl]Vit-)V^ x;*i/ll)V#-)\,^ 4- 

7007 i/^So&fl'JlC— Jk 2.3-^007x7 
^jfr/Mf-yk 2-7o : E7x7^i'^;^-;l'. 4 
-7;^P7x7^^;W^K p-*^)V-a—Y 

[0012] l&Bir^n^^^-^k LTH. 01 

n*=* i/HA&ZA'* A V 7*o^ Aotf-zk n - 
7 > b*So&/Mt-/k -fVT'h^^l'^K sec 
-yh^y^W^K t e r t-7"h^->*;^ 

/k ^vf^**^^*— Jk A^/M-^y^wtf 

/k ^yf-rto^^fc-Ok "s^wttom-ifr* v 
wm^tv^^/w^ a ivmf-mf *>*i& . r s smm 
y, 75-/', ff-Tv—y. rtvy* ^vu-i^ym 

■tmfMXhtf. WF1 - 1 04 09 3^fe©OT5 

7 ssssatfiMitr wm-c*> o t t, J; ^ . 

[0013] twrnxXf-llsgt LXli. WttfTHE 
ODORA W. GREENE. " PROTECT IV* 



HO O-Rz 
"(2) 



E GROUPS 
E S I S Second 
Y & SONS. 



IN ORGANIC SYNTH 
Edition" , JOHN WI LE 
INC. (1991) , B*ft¥£ 



(V)jll* P2495 ^.#(1983) 
166 1-1 06593^ ^836 2-14 9696 

®m- i-i5369 (ymzwmm^x^-iv 

mbLXmZtl&i>W)\,rftlX'$>'?Xl>£\.\ Bfc 

lxu. ttmMti'hi'y. «7?://k f-$y. rf- 
10 y. ?T-y, s-y/Wvi/hisy, 5-7^0^ 

5>7k 5-70^^^ 5-70*^7^, 4 
-N-*f^xh>0O«i4-N,N-^?-yl';'hi' 

ytfmfhti. mznmzteishisy. ?5^/k m 

y % 7x-y*WA>*i6. 4.fltrtT«IMcBaiLdi 

[0014] xmut-smimmmz t>&arr& i><r) 
tj>o. frfrh&tLximm£.m®zti&&?bti 

m^mLx^ym. mm. yo^ymm. h »j 
7>\s*m®mnmm^frxywm®ami®m 

»!fi)i&t.fi^*t»cO-CJ)|,. -AM ( 1 ) T'S$*t* 

[00 15] 
Ht3] 



AcylO OH 
(4) 



BIS 



AcylO O-R2 
(3) 



Acyl 



AcylO 

(5) 



DIES 




N 



HO 
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(#K B|±Mefc|n]t. Ri&t/R 2 tth'J7;M^v * [0016] ( AIS) HSfc* ( 2 ) ?mtL&ik&fa 



( 

7 

/Mt»JfcSU5S-li:l>£ fcfcJ: OHR« ( 3 ) f «StL& 
fc#fo*4§*. HR* <2> T*«i*fl:**tt» Tet 
rahedron Letters, 36(7) 1031-1034, 
1 9 9 5£E«3*lfc:^?£rt3il4^<0fc^C 

Ri is itf R»T«t5*i* b 'J T/l^/Wy >J rt'Sfc L-Tti 
by^f-^UA'. MJXf-^M);K tert-^f 
fr* V !M vrotVl/^y;l^O0Sg& 
1 ~6 OffiaT^/l^Ct&Sftfc h U TJWM'S' 'J 

y&* iSIS^o^ia2~6<0ffi8Uita)!i»^;^yS?. 
p - - h n£&#I8?^#&^*ylL 

t^vmk o&Km&ztih tot- H&v^r-t h y 

yeyyy(DMAP)tw^. ejes>J£i±- 
ifcU 2 ) «ofl:£!fis£*tU rental* 3- 1 o<&* 

fi5ss«o~i5oic, »^t<Jisa~ioot:-r*> 
y. RWrigjio .i~io owiarasutsH^rr*. 

[00 17] (BIg)HK5U3> t^Six-Mfci^ 

HKjS (4) T'3l3ix£fc&!B9£#&. L-TUJt 
etdNI^^-i. & *> oT&v M 0 «tc^^ ixS i> cox 
(i&v ^/r-fe h - h y ;k r h 7 b F u 7 5 ysgtfW 

i>tih. mtLxiztm, mt. mmmm:mxzz>. 
ofit/wwB&f-sotfiv*. R«iajst±o-8o-c. 

[0018] ( CHS) HRaS ( 4 ) -Cfi£fU<ffc#l*l 
£i$«*T'l . 1 ' -tt-hfrX-iMA S^V-^fcR 

fc&<*co££77M yrf-n^HJiW (A r BN ) 0) 

r^H-wW K9-f HtRt5S-ti:^^ttJ:0 2ia 
0*M3l*H«S-eHR« ( 5 ) xmti&it&tot® 

h. ®ntLxi±ittizmz5-±&i><ox?£<<mm 

izmfeZtiZltftX&K^tfT-th-hVil-. rh^t 

Kn^y, Safl^f-yy, <y-tfy^*W£>ii&. 
EJGW^iHRsK ( 4 ) oflteWWtU 1. 1"— 
D)VX-)WJ4 S rv-;!* 1.5-1 Ofg*;i/fi, ST 
3;L<li2~4te*/H. AIBN£0.1~0.5f&* 
/kBL hyrMW^W F£4~l OfSHErt' 
Mffl-tft*)* 1 J: v». R>«S£(iOX:-^^}M?yJ!£ 

■c'fto. R*si$iiWi3~i 2B5fa-cRKMi»itatrr 
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[0019] (DIg)-«a(5)-C£3ix!>-ffc#ltl 

v^HSa ( 1 ) T««*i*fl:^*t1»*. mt IX\Z 
StLTIiTkiHb^hy^A. *«Mk*y^ *h'J 

(5) <wti&niztti. mm*o. i-i o<&*/hl 

»tL<Ji0.5-l^^ffl©fl-f&^«tV\ 
i SSIiO-iOOX:. *ftu<{i§ja~7ox:-c*)0, 
Rj6l^^42-5l^-CRia^T"rS. ±fe*ffifc<J: 

[0020] immntt&mt. z.ti*3m&ftt-rh 

fflflcti-TJi. miiiomiizmzimmohn. m 
imam* ma&i mmi mum. m&m. m 

•r. mmtz!fitxwgm.x*. gmizumi 
m. mi. nmm mmi mm) . *rv->vm 
m>imnm, mi wsm. mi wmi 
)U?i mi mm urnm. mm) vaamwrk 

[0021] ±m&mm&.mi. zmrnvmstabti 
tewmx&tz x o mot* m . immnmmizim 

v^o^-;u, Tubvy:/yn-/k xh^y 

<M yxrry^r^a-^K #u**5Ht-f vxt-t 

y y y^ h y «> m^w^mM^tmm. 
epgEKK-thy^A. x^uyi/'rsy0g«K, f-* 

y h ^is^v^i/ y -t y y * esaaww't:*** u 
[oo22] $m<mmzi$jw&iz$kix\i. mt 

LT^Jf^yx^uy/y3-;K vS ] ) 
y, W&7>vn-iv. -m&.7)V^->i><r>3-XT>)M. -b' 
5^-y, ¥£l£yy-fe7'f h\ ■><f77/^Kt» 

50 -^a^y/K^wnwcwB-tiUctt, amwHSiti 
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9 1 0 

mi %%m. mmi mmffmtzi&tx&Gz i o o 2 5 ] Mmams-immizwzistvr. m 

ti. muzxmit. mutztii. gmtixmui mmm. mmms-mun*®. mzmtom 

y y. a y, /'J* y y, -fe^o-x^ iffittoflgasfcjs tT, flUtfUMft*. t£P& 

^ tfyxf-i^y^ya-jk i^yay. ^yh:M 4. P&rt&4, 

x/k tfyx^y, #y>wy*»7^.fcfc4n ttlS^c^PSttS. #?6^t£%<0&-5-»4, AJ 

»4«6rtit>— nwwaT**. a. s«^oa4-«a<o^». tan. stswa 

[ 0 0 2 3 ] wn. mmmmnmmmv) su mztih*mte&to(?mm. *m<ommiz 

m. ww-k'jw, 7k«>*l fyr^, p»ti4»i-i 00 o«. i*»»ri4*&o. i~5o 

HiVis*?^ IMHtfHa-*, y^gt Oog. *^W4#5-1 0 0 0mgfc^i>?>A<S&LV>. 

9tfrrfAflW)JWWW. *i/n*7\ 7F*WBL 14. ilJ&O. l~2 0 0«g/kg«cffi/B!SgL #£L< 

TyflL JK'J t'^kr^n-'k *>J t* 140. 5-1 0 0«8/kg«cffi/BSJK?)fBfflfc£!>S£ 

=jkX-TJk tfyh^HfayKV, ftJUftti'**- 20 @3cfc76<W4v>. ;ilfe*SWHWW41 BfclER 

-fe77;. ^t^AHc^D-X. x*;He J42~4|HlgJK^*tTS4-ri>^i:* f T'§l.. 

;|/n-x, x*/-/k »J y&tf I) ^A^ote-^- [0026] 43MJft^*ftqir?MGH*&*'r«£ 

jh. aawyry; riwf^iH-h y *yfy tci oft*?**!** lti4. Wdinti4%< , M 

s^naw-M^A. x-rT-yysty^y-fey urn. nana. **lb«. # • mi, K'j^t 

h\ fv7y. fttNEOJHWH. B8L X^T'JyiL I. PUDS. AAtiL 

%x<>Att& 5->y;WSg?i-MJ^A^<?D»«KffiJi [0027] 

wn, wsktw. xrryygas, ^yx ^tj;oTiss§ni.t>o-c«4^v\ 

^l/V/y3~/WW)iIIWI>W*«OTT*4. Kt:«H [0028] #*W1 

»4i6«W6ta«^*l«ftitLfciai. Mi.(4*Sic«, 1- ( 2 - O- 1 e r t - /f ;P ^ f;l,y ij ;H 3 - 

4f9-f>1*ft«» UljStt^. 7^A3-f<y/t, c-hyx^/^y^x^-^-tf-D-ytf-^yh 

[00241 *r*/l^4iJrcWfttfe*BI<0ffl«ci: ( 1 ) 1 - ( 2 , 5-O-y'- 1 e r t 
ffl^L. wr-tf9-f-y*7 , -feH'. ftH*r-fe;i^tz3/ES U 0 - d - y #-^y h ? ^ y i^u ) -5-jx 

«tt LT«ilfrF*Mi. fy/y. AXr^B. 40 t ert-^y7f;l'y'J^D7'f H (HT r T 

ISMkffiiHwh, **'Jy. 9n,?W0)WBm. TvMTl BS^o^^Hj fcWT) (6.60g, 4 4.0nuDo 

A*, h5>?»f*. -tf^f-y. X^/-/Hp<7)»g^ I) „ WUSi (7.5 0g. 4 4.0mmol) Srrh^tHD 

M. 5 575y. *yf l >^««IW*ttffl"e**. 75y (2 00>D fcJSWL, 54HSJWPLfc. -fi 

»«5^»4*ttXl*aittOWS«, s/D»7, X t^-5x*y ( 5. 1 6g, 2 0. OuhdoI ) , tf'J W ( 8. 

y^^;WffC*->TtJ:<, 0lit4,»4aiS<oaainffJS:ffl OOmL, 99.0imnol) ^10i,7MySII^T. S 

v>T*i£tftv\ B«3fi&. iJK«fl+fc:**$ii4 SCT 1 7i^a#L/>:. »fiW«k:TBS^o^^ H 

^|;*%«fl£^HjOS»4. «a,-ft4»88. tt4fWW ( 6 6 Omg. 4.4 Ommol ) . gig?® ( 1 . 5 Og. 8.8 

IC4 y§|^y-flR{C«Si.i'. (EV>an4>^X£8KS Ommol ) , ty VV ( 1 . 6 ObL , mmol ) 5: MVMze 

tint, mmmmz 1-7 oMxeati-toj&fj: bwshwpu:. R^s^^-t^^f f^l, «"«tx 
v\ 50 9 j-tv ( 1 o»l ) iMimrmmimLt:. ® 



(7) 

1 1 

mWftiP.+A' ( 1 0 OnL ) bAt ( 1 0 ObL ) 1 1 n 

Jfilbl« ( 1 5bL) mifzi>ff)titMLl. im 

UOOnL) . mtm*. < 10 0bLX2) (C 

m&*i'Vt>y>W5J>?n~?h? : ?y 4- U7.5 
x l 3cb, 2 5X»Rx<M//^*iry > K«k 91818 
L, mmt^m ( 6 . 9 Og. 7 l %) **&IMU: LT 

flit. 

[0029] FAB-MS (LR) : b/z 487 (M 
H\ 100%) . 

FAB-MS (HR) : Calcd for C22H43N20eSi 
2:487.2657. Found : 487. 26 5 0. 
*H-NMR (CDCh) $ ; 8.26 (brs, 1 H , N 
H. DtO exchangeable) . 7.5 1 (s, 1H. H- 
6) . 6.0 2 (d. 1H. H-l, Ji', 2' = 5.6H 
z) . 4.20 (dd, 1H, H-2\ Ji', l' = 5.6 
H2, Ji\ 3' = 5.3Hz) , 4.12 (b. 1H, H- 
4', JV. 5'a = JV, 5"b=1.8Hz) . 4.09 
(n. 1H, H-3'. Ja'. 2'=5.3Hz. J 3 '. O 
H-3.5HZ) . 3.95 (dd. 1H. H-5'a. Js' 
a, 4'=1.8Hz. Js'a, 5'b=11.5Hz) . 
3.81 (dd, 1H. H-5'b. J 5 'b, 4' = 1.8H 
z. Js'b, 5'a=11.5Hz), 2.72 (d, 1 
H, 3"-OH. JOH, 3=3.5Hz, D2O excha 
ngeable) , 1.93 (s. 3H. 5-Me) , 0.95. 
0.8 9 (each s, each 9H. t-Bu) . 0.1 
4. 0.13. 0.06. 0.05 (each s. each 3 
H. Me) . 

Anal. Calcd for C^HuNaOgSh : C. 54. 
29;H. 8.70;N, 5.76. Found : C. 5 4. 
32 ; H, 8. 66 ; N, 5.74. 
[0030] (2) 1- (2.5-O-^-t e rt- 

-r*A>*/**y)V^ y >v- 3 - v - 0 - d - y 

W ( I ObL) CQ^Uy^TdOfWtMK 
Lt^V^xy-'y-fXAK (2.0 0g) SrjDtTnS 
lL?nA (600mg. 6.0bbo1) OA 

t'Ji^'y (490/tL. 6. 1 Omnol) SrSni.3 0 
ftffllftttU ( 5 7 0* L. 6 . OduhoI ) £tt 

X., SfctlOftlRISHf-Lfc. BfcyfO' 
y (4. ObL) fcJfflHLfcl - (2,5-y-O-te 
r t - f-/Wy y ))V-fi — D - 'J df-^V h 7 

*5JW) -5-^f-;W«>7^/K9 7 0Bg, 2.0bbo 

i ) * 54hwtt«r L . ora>* -t 3 o#M$ L 
fc. RlSiS^fcx-T^U ( 6O1L) tSSTLT*'^ 
3 OiHWf La^-CiR^IWILfc. ^£«ETSB£ 
ffl*L, *xoS£St$xf-/U ( 2 ObL) fc* ( 2 OnL ) 
(C1N8B*»S (5bL) SrjBifct,<Okt^«lL. 
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1 2 

^HSrS&ft^S&kfg^ r- 'J ^A*J§>a ( 2 OaL ) „ 
* (2 0BLX2) . fi&fttfe&rjc (2 0bL) fciDffift 

u ii*«iH*hy«>A-csg«Lfc. fpm. mm 
srmms^txwim^m ( 8 1 3mg, 84%) * 

[003 1 ] FAB-MS (LR) : m/z 485 
(MH* , 72.9%) . 

FAB-MS (HR) : Calcd for C22H41N2O6 
Sh : 485.2 500. Found : 4 8 5. 2 5 3 1 . 
1 H — NMR (CDCh) d ; 8.20 (brs. 1H. N 
H, D2O exchangeable) . 7.51 (s, 1H, H- 
6) , 6.22 (d. 1H. H-l', J\\ 2' = 8-3 
Hz) , 4.22 (brs, 1H, H-4') , 4.19 (d, 
1H, H-2'. J2'. l' = 8.3Hz) , 3.93 (t, 
2H. H-5'ab) , 1.97 (s, 3H, 5-Me) 0. 
92, 0.86 (each s, each 9H. t-Bu) , 
0. 1 1, 0.09, 0.08, 0.00 (each s.each 
3H. Me) . 

Anal. Calcd for C22H4oN20s S'12 : C , 54. 
51;H. 8.32:N, 5.78. Found:C, 5 4.3 
9 : H. 8.07 ; N, 5.85. 
[0032] (3) 1- (2-O-te rt-f^Vi/ 
)V- 3-^y->3-D-D^-^yh77 

1- (2,5-O-y-t.e rt-y^)WJ^)V^) 
)V-3-J[*V-B-T)-VX-^yh77Ji')i>) - 
5-.X^A">7>-/M7 3 0mg. 1 .5 0bbo1) CMJ 
?>V*VW®. :*=10:1 (T>m,^m ( 4 . 5«L ) 

0-C-C2 0*ISim*fL^„ Kimm.Z9uv*)VJ± 
(2 5bL) t*.* (2 5bL) t(^KL> &m** 

(2 obd tj:oa»u *z%ixi'izmim&m 

SK* (20bL) . g&WfcJM* (20bL) Tit 

^L/i^i*l«lS8-)-^y'>At1g^a!L > r^w^mm 

U~?b?77<- (<^3.6X9cb. 50%»gxf- 
IW^+TV) (CT^KL. SIM (4 6 0ms. 8 
2%) Sr*lfe^StLT#^„ 
[0033] 1 H — NMR (CDCh) 6" ; 8. 38 (br 
s. 1H. NH, D2O exchangeable), 7.23 
(d, 1H. H-6. Jc, Mc= 1 .OHz) , 5.6 4 
(d. 1H, H-l', Ji'. 2' = 7.7Hz) , 4.76 
(d. 1H. H-2*. J2', l'=7.7Hz) , 4.25 
(dd. 1H, H-4', J<\ 5'a=2.7Hz, J4', 
5'b=1.9Hz) ,3.95 (ddd, 1H, H-5'a, J 
s'a. 4' = 2.7Hz, Js'a, 011 = 2. 8Hz, Js'a. 
5'b=12.1Hz) . 3.9 1 (ddd. 1H. H-5'b, 
J 5'b, 4'=1.9Hz, Js'b, OH = 8-2Hz. Js' 
a, 5'b=l 2.1Hz), 3.00 (dd. 1 H , 5'-0 
50 H . JOH, 5'a=2.8Hz, JOH, 5'b=8.2H 
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z) , 1.97 (d, 3H f 5-Me, JMe, 6 = 1. OH 
z), 0.86(8, 9H, t-Bu) , 0. 12. 0.0 
3 (each s, each 3H, Me) . 
Anal. Calcd for CierhsNaOe Si : C , 51.8 
7;H t 7.07;N, 7.56. Found:C, 51.6 
1 ;H, 7.15;N, 7.45. 
[0034] (4) l-(2-0-tert-^y 
* +)V 1/ V )V- 3 - C - Ml * <?)V>> »J )V^~)l- 0 
-D-V#-*<>h77S>>)l') -5-**)V*?*7is)V 
1- (2-O-tert- +)Vi" 0 )V~ 3 - 

ttv-fi-D-vx-'ohyjSzsfr) -5-*f- 

;I/»)7y;M4.0 0g l 1 0.8maK>i) 2rf£ia##0i|2 

tc. Rm^mmLxw (3 oo*l) t*(io 

7K^«t(iooBLx2) . *aooiL) % m\$m 
*(iooiil) xs» u mmt h y * aica o 

^y^l^A^oVr^ZM- (07. 5X1 4c 
4 5%»»x^;W/^^y) fcTfflRU ISA: 
£%(3.8 5g, 7 6%) 

[0035] FAB-MS (LR) : m/z 469 
(MH\ 87.5%) . 

FAB-MS (HR) : Calcd for C21H37N2O6 
Si 2 : 469.2188. Found: 469.22 18. 
1H-NMR (CDCh) a ; 8. 17 (brs, 1H, N 
H, D2O exchangeable) . 7.50 (d, 1H. H- 
6, Je, Me=l,0Hz) , 5-81 (d, 1H. H- 
1\ Ji\ 2' = 7.0Hz) . 4.49 (d, 1H, H- 
2\ Jt\ l'-7.0Hz) B 4.18 (t, 1H. H- 
4*. Ja\ 5'a=J4\ 5'b=2.8Hz) , 4.02 
(ddd, 1H ( H-5'a, J5'a, 4* = 2.8Hz, J 5 ' 
a, OH = 6.2Hz, Js'a, 5'b=12.5Hz) . 3. 
89 (ddd. 1H. H-5'b. J 5 'b, 4' = 2.8Hz, 
j 5 'b, OH = 6,2Hz, Js'a, 5 , b=12.5Hz) , 
3-30 (s, 1H, 3'-OH, D2O exchangeabl 
e) , 2.49 (t, 1H, 5'-OH, JOH, 5'a=J 
OH, 5'b=6.2Hz D2O exchangeable), 1.9 
5 (d. 3H. 5 -Me, J Me, 6 = 1,0Hz) , 0.9 

0 (s, 9H, t-Bu) . 0.20 (s. 9H, TM 
S), 0.14, 0.00 (each s , each 3 H , M 
e) . 

Anal. Calcd for : C21 Hse NzOb Sh : C , 53. 
82 ; II, 7.74 ; N, 5.9 8. Found: C, 54. 
03 ; H, 7.74 ; N, 5.94. 
[0036]###|2 

1 - ( 2-0- t e r t-y^S/.X^2/y/P-3- 

c - h y * ^fWy y )Vx^~)V- 0 - d - y tf-^y h 

Sfl;-fey^7*Wtt(3 8.0g. 10 2amol)£S«£ 
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tKo7^y(120aL) SrSo t . m&lzM 

#L^o :^)^ti»:, by^us/y^r-fe-fu 

y(14.5»L, 1 0 2nmol) {ZrbytYvyy> 

(7 0nL) itntT)^ym^T-2 0x:iz^ 

U 7*W+VJU0>*&V¥mi ( 1.68M, 61n 
L, 10 2oool) Sr3 0^tTJgTL. H»TC3 0 

10 78X:t»aLfcfctf)|C204hW1TXr-AV'-5/ay 

U 1- ( 2-O-t e r t-yf;l/^f ;^>J;H 
3-^y-^-D~y^-^>h77y^) 

y;M6.0g, 1 7.0mmol) ^-rh^tH077>1§ 
i* (3 4.0mL) £1 5*hWtT»TU -7 8TTC2 
^^L^r, RfcS^iWCBHK ( 1 5. OaL) £fln 

mmz^&i^mzmmx^ ( 5 0 ohd t* 

(2001D tfcflffiU 1T«1£* (200iLx 

2) . fi^:fe£*(2 00aL)TifcftU fekBSB^ 

^^#^yjd»tfcfltt^LT«Eft^* (6. 

63g, 86.7%) £gh*tt?J9fit LT^. 
[0037] FAB-MS (LR) : m/z 455 
( MH + , 64.8%) . 

FAB-MS (HR) : Calcd for C20H35N2O6 
S12 : 455.2031. Found : 4 5 5. 2 0 0 4 . 
1 H — N M R (DMSO-de) d ; 11.37 (brs, 1 
H, NH, D2O exchangeable) , 8.23 (d, 1 
H, H-6, Je, 5 = 8. 1Hz) , 5.88 (d, 1 
30 H, H-l\ Ji\ 2* = 7.3Hz) . 5.80 (s. 1 
H, 3*-OH, DzOexchangeable) ,5.71 (dd, 
1H, J 5f 6 = 8.1Hz) , 5.10 (br s, 

1H, 5' -OH, D2O exchangeable) ,4.34 
(d. 1H. H-2\ J 2 \ l'-7. 3Hz) , 3.94 
(t, 1H, H-4') j 3.73 (o, 1H, H-5' 
a, J 5 a\ 5*b=l 1 .8 Hz) , 3.6 6 (n, 1H, H 
-5 ? b, J 5 'b, 5 f a=1 1.8Hz) , 0.8 1 (s, 9 
H, t-Bu) , 0.14 (s. 9H. TMS) . 0.8 
8, -0.05 (each s. each 3H. Me). 
40 Anal. Calcd for C7.oH34N2O6Si2-O.lH 
2O : C, 52.63 ; H, 7.55 ; N , 6. 14. Fou 
nd:C, 52.39;H, 7 . 8 0 ; N , 6.09. 
[0038] ##W3 

9- (2-0- te r t --fjr)W*&)Vi/ ] >))V-3- 

c - h y 4 v rn wis y )v^-f-)V- 0 - d - y 

(1)9- (2,5-O-y-te r t -?+)WJ* + 

TBS'/vyj K (8. 1 Og, 5 3.7^1).^^ 
(9.20g, 54.2i»l)Sfh7tHo77y(2 



1 5 



y (5.3 5g. 2 O.Onniol) % W : Jy (8.9 0b 
L, 1 1 ObjdoI) £flD£. T)V^sWmT. Si&KT 

(ion) ^mssvm&^ifz. m 

8E£iflgxf-;M 2 5 0bL) fc* (2 00bL&1 N& 

mmmiotL) mtizhnttzfmi. -mm* 
mmmmi-h*j^^m (2oo»d , * (2 

OObL) , ffiifttfcJg* ( 2 0 ObL) TifcftL, **J3S 

vVi)?W7l±?wvm <- (7.5X15 + 
1.2cb. 5 0/2 5/2 5-6 0/2 0/2 0%#B? 
xW^ty/?no*M) £J:*)lt»L. &IB 
<5.4 4g. 55%) ^ftlfelS^^Ui: LT® 

£. 

[0039] FAB-MS (LR) : m/z 496 
(MH + , 1 00%) . 

FAB-MS (HR) : Calcd for CjzFUaNsCU 
Si 2 : 496.2773. Found : 4 9 6. 2 7 9 5 . 
iH-NMR (CDCI3 ) 6^ ; 8. 35 (s, 1H, H- 
8) . 8.2 1 (s, 1H. H-2) . 6-10 (d. 1 
H, H-l\ Ji\ 2' = 5.0Hz) , 5.62 (br 
s. 2H, NH2, D2O exchangeable) , 4.6 5 
(t, 1H, H-2", J2', l' = J2', 3' = 5.0H 
z) . 4.28 (dd. 1H. H-3*. J3'. 2' = 5.0 
Hz. J 3 \ OH = 8.2Hz) . 4.20 (dd. 1H. H 
-4'. J4 1 , 5'a=2.6Hz. J4', 5'b=2.5H 
z) , 4 01 (dd, 1H, H-5'a, Js'a, 4' = 2- 
6Hz. Js'a. 5'b=l 1.4Hz) . 3.86 (dd. 1 
H. H-5'b. Js'b, 4' = 2.5Hz, Js'b, 5'a= 
1 1.4Hz) . 2.74 (d. 1H. 3'-OH, d, 1 
H. 3'-OH. JOH. 3'=8.2Hz, D2O excha 
ngeable) , 0.9 6. 0.84 (each s, each 9H, 
t-Bu). 0.15. 0.14, -0.03, -0.14 
(each s, each 3H, Me) . 
Anal. Calcd for Cz2H4i N&O4S12 : C. 5 3. 
18:H. 8-29:N, 14.28- Found:C. 5 
3.30 ; H, 8.34 ; N. 14. 1 3. 
[0040] (2) 9- (2,5-O-y-te rt- 
-f i/X +t\,$s V )V- 3 - V -B - D - 'J 

igi'b* i-Vy ( 5 . 0 ObL) £9r?l'>i?CB o&Bta 
»Lfc*l'*j.7-x-7*X4A (l.OOg) Srflni, 
!BHfc?oA (30 0Bg. 3.0 0n»K)l) ?r-rtf J ^<ff l ) 

A*u r;u^y#SimT*^t^. £«i><D£SW*Lo 

t'Jy'y (240mL. 3.0 0BB01) SrJOi.3 0^ 
MMfU ( 2 8 ObL , 3 . 0 ObboI ) fcjui. 

1 o^-ia^ftfc. mt*+\sy (5b 

L) tj»»Lfc9- (2.5-O-y-tert-yf 
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frvi/V A'- 0 - D - >J tf-^y h 7 9 /i'/lO 
Tr-y(5 00Bg. I.OObboI) SrJpi. Ot;<D;fc 
* 3 OftOmtfLfc. RJSE£iR£8ft&x?-;P (10 0 
■L) fcSITtTA^3 0^}SffL?84TiRgir)SL 
fc. r^«ETjS^*Wr®*L. * ( 5 ObL) 

ciNigKrtjgiK (2bd mitztcD-cmi. * 
mimwmm-)- h u »>a*^?s < 5 0 bl x 

2) . * (50bL) „ feft^lS* ( 3 ObL ) fcJtOift 

KLMBfli'd* ( 4 6 3o«, 93%) zmmmitis 

Hit IXWz. 

[004 1 ] FAB-MS (LR) : m/z 494 
(MH*. 60.8%) . 

FAB-MS (HR) : Calcd for C22H40N5O4 
S12 : 494.2616. Found : 4 9 4. 2 6 3 9 . 
1 H — NMR (CDCI3) S ; 8.37 (s. 1H. H- 
8) . 8. 14 (s. 1H, H-2) , 6. 1 3 (d. 1 
H. H-1'. JT. 2'=8.2Hz) , 5-65 (brs. 
20 2H, NH2, D2O exchangeable) . 4.94 (d, 1 
H. H-2'. Ji', l'=8.2Hz) . 4.30 (br 
s, 1H, H-4') , 3.99 (dd, 1 H, H-5'a, 
Js'a, 4' = 2. 4 Hz. Js'a. 5 'b= 1 1. 3 Hz) . 
3.95 (dd. 1H. H-5'b, Js'b, 4=2.3H 
z, Jo'b, 5'a=l 1.3Hz) , 0.92, 0.73 (ea 
ch s. each 9H, t-Bu), 0. 11. 0.07.- 
0.0 1 . -0. 2 0 (each s, each 3H, Me). 
Anal. Calcd for C22H39N5O4 S12 : C. 5 3. 
52:H, 7.96;N, 14.18. Found:C, 5 
30 3-40 ; H, 7.88 ; N. 14.18. 

[0042] (3)9-(2-0-tert-/f;l.y 
^f-^»J^-3-^y-/3-D-»j!n-^yb75 
JislV) TT~> 

9- (2,5-0~i''-tert-/f;^^y | J 
^-S-^V-yS-D-'Jtf-O r-T^/i'/U) T 
T->'(2 50Bg, 0.5 0amol)tC, r->j7/k*nffl: 
0 : KTMSm ( 1.5 ObL) fcjni, OX: 
T2 0#|«fL*:„ !?UE®?R5r?on*;UA (2 5m 
L) fc** (25bL) fctcftffit. *fill5r7K(20B 

40 l) i,zj: <om>i. 7k£&z-?izm\imttimi- mj 
j>mmmMmz%&iix->i\\immi. miz 

* ( 2 OmL) . mtt&&fc ( 2 ObL) TftftLfcttt 

x'*~T>\sTfrz t^tzmz-s.miTmmz'gtfii. 

mtitMfc*'\*y-yizUMZitmfriv 3 WLl. MS 
it&fa ( 14 6mg, 7 6%)tW£. 
[0043] FAB-MS (LI?) : m/z 380 
<MH\ 6.7%) . 
50 FAB-MS (HR) : Calcd for CibHj6Ns04 
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Si: 38 0.17 52. Found: 380.1779. 
'H-NMR (DMSO-de) d ; 8.5 1 (s, 1H, 
H-8) , 8.16 (s, 1H, H-2) , 7.43 (br 
s, 2H, NH2, D2O exchangeable) .6.16 
(d, 1H, H-l', Ji\ 2' = 8.1Hz) , 5.54 
(br s, 1H, 5'-OH, D2O exchangeable), 
5.07 (d, 1H. H-2'. J2'. l' = 8.1Hz) . 
4.42 (t like dd, 1H, H-4'. J*' , 5'a= 
2.5Hz. J4'. 5'b=2.9Hz) . 3.71 (dd. 1 
H. H-5'a, Js'a, 4' = 2.5Hz. Js'a, 5'b= 10 
12.6Hz) . 3-66 (dd. 1H, H-5'b. Js'b, 
4' = 2.9Hz, Js'b. 5'a=12.6Hz), 0.67 
(s. 9H, t-Bu) . -0.14. -0.29 (each 
s. each 3H, Me) . 

Anal. Calcd for C16H25 N5O4 SI. 15H2O: 
C, 50.28-.H, 6.67 ; N. 18.32. Found: 
C. 50.56 ; H. 6.76 ; N. 18.04. 
[0044] (4) 9- (2-O-te r t-7+A>i/ 

)V-0-D-^-^yYV^J s ^) 7f-> 20 
JS^-bU»>^77}cW%(2 3.0g, 6 1.7«mol)£K 
■g.X>TX'W&L. 16 0iCT4.5ffiHamf1 ! Lfc. Z 

ThytVayyy (75.0nL) SrJnx., MiatRL 

)VT*:+\sy ( 1 3.8bL. 6 I.6B90I) <0xH5t 
Ho77> (2 ObL) T)H>mW%.T. 0 

t^iiiu y^o^Aco^^rymm a.es 

M, 3 6.7bL. 6 1 . 7o^l ) £ 1 0#tWT85T 

&<mmmm&&?9oftmmL. 9- (2-0- 

te r t-7+>\,*J*1')Vi'yA>-3-**V- &-D 
-V#-^>hy3/istl<) 7T^y (3.90g. 1 
0.3mi»l) <7)Tr-5t VuyyymWi ( 15 ObL) £ 

lo^tTSsru, -isvTeo^mmLtz. k 
m&mzwm < s . s omD £jn*. . M^t^a Lfc 

^PKx-f-;W ( 3 0 ObL ) t * ( 1 0 ObL ) t \Zft 

el. i- >j 'yj^ymm < 1 o o 40 

»LX2) N ★ ( 1 OOfflL) , fi&WftJgTk ( 1 00m 
>/7? 4- U7.5X 1 5cm, 5 0- 7 5% it®X 

*n,/^*-*> )lz£*) m I . (3.93 
g. 6 8. 1%) *||fea«c|)HMrfcLT»fc. 

[0045] FAB-MS (LR) : m/z 562 

(MH\ 58.8%) . 

FAB-MS (HR) : Calcd for CztH-iaNbOi 

S12 : 5 6 2.3242. Found: 562.3239. 50 
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'H-NMR (CDCls) 8 ; 8.3 9 (s. 1H. H- 
8) . 7.79 (s. 1H. H-2) . 6.31 (dd, 1 
H, 5'-OH, JOH, 5*a=l 1.3Hz, JOH. 
5'b=2.3Hz, D2O exchangeable), 5.75 
(d. 1H, H-l', Ji\ 2'=7.6 Hz), 5.6 
7 (brs, 2H, NH2, D2O exchangeable) , 5. 
21 (d, 1H, H-2'. J2\ l' = 7.6Hz) . 4. 
31 (br.s, 1H. H-4') , 4.02 (dd. 1H, H 
-5'a, J 5 'a, OH=11.3Hz. Jsa\ 5'b=l 
3.0Hz) , 3.96 (dd, 1H. H-5'b, J 5 'b. 
OH' = 2.3Hz, Js'b, 5"a=13.0Hz), 3.2 
1 (s, 1H, 3'-OH, D2O exchangeable) , 1. 
12 (s. 21H, -Sii-Pn) , 0.81 (s, 9 
H, t-Bu) , 0.0 3, -0.49 (each s, each 
3H. Me) . 

Anal. Calcd for C27H47N5O4 S12 : C, 57. 
72 ; H, 8.43 ; N. 12.46. Found: C, 5 
7.63 ;H. 8.45 ; N, 12,46. 
[OO46JHJS0U 

1- (2— r**v— 3-C-X.*-tV-0-D-VX 

(1) 1- (3.5-^-0-0"/^ zV-2-O-t 
e r t -f+A&X+A'i' \})U—3—C— h +)Vis 
»J;WXf--^-/3-D-U^-^yh7v/v;l') U 
i/)V 

1- (2-O-tert - yf f /Py 0^- 3 - 
C-M)^f-;P^'J )V^~)V- 0 — D-\) X-so h 
7^/yy^>>?i//K2.6 5s, 5-8 0bbo1) £T 
th-MJ;K60iL) izmmt. (3. 
90g, 17.2bbo1) . DMAP (2.10g. 17.2b 

bod ?rjni., 7}H>$m$s.T. m&izx2msimw 
Hz, mm^miZ7K7-8mmttzm. tlcjl* 
*%nM&m*oz.xv htfm&Ltzztzvmi. m 
jzrmm&mtiz. k»*bkx*-* ( 5 obd t 

* (50bD tciNJSigt*^ (5bD £tot-izi><7) 

izimi. mm^mmm^mi- h v < 5 

0mX2) s 7k (5 0bL) . feWASTk (5 ObL) T 

mLiztk. msm+ho^xmiiz. 

zr?Y?y~7<- ( 1I3S : <£3.6x20cm. 33% 
tm^+lV/^Vy . 201 : 3. 5 x 1 8cb, 5 0 
%x— r/U/^^y) CJ:0««L> ©,1^^) 
(3.2 6g, 8 4%) Z**mmt LXfttz. 
[0047] FAB-MS (LR) : m/z 663 
(MH\ 18.8%) . 

FAB-MS (HR) : Calcd for C34IU3N2O8 
S12 : 663.255 5. Found : 6 6 3 . 2 5 5 3 . 
'H-NMR (CDCh) d ; 8. 1. 3-8.05. 7.6 

2— 7.41, CllH, Bz, NH, D2O cxchangea 
blc(NH) D . 7.7 8 (d. 1H, H-6. Js, 5 = 



8.2Hz) 
4.2Hz) 
4.2Hz) 
8.2Hz) 
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6.21 (d, 1H, H-l', Ji\ 2' = 
5.71 (d. 1H, H-2*. J*', 1' = 
5.67 (dd, 1H, H-5. Js. 6 = 
4.75 (dd, 1H, H-5'a, J 5 'a. 
4 , = 6.2Hz, Js'a, 5'b=12.3Hz) , 4.68 
(dd, 1H, H-5'b. Js'b, 4' = 2.5Hz, Js' 
b, 5'a=12.3Hz) . 4.41 (dd. 1H. H- 
4', J4*. 5'a=6.2Hz, J4*. 5'b=2.5H 
z) , 0.78 (s, 9H. t-Bu) , 0.26, 0.15 
(each s, each 3H, Me) ,0.14 (s, 9H, 
TMS) . 

Anal. Calcd for C34H4ZN208 Siz ■ 0. 5 5H2 
0:C, 60.70-.H, 6.46;N, 4.16. Foun 
d:C, 60.94-.H, 6.24;N, 3.86. 
[0048] (2) 1- O.S-y-O-OTM* 

- 3 - C -X?-r.;U- /9 - D - 'J X—rO byy/> 

1- (3.5->?-0-'<.yy-<^-2-0-tert 

- -f-JVi" U )V- 3 - C - Mi * 1/ 'J ^x 

(l.OOg. 1.50Bmol) ^Trh^bHo^^y ( 1 

5«d izmmi. mm (22o^l, 3.751M01) . 

Th^^f-^Tyt-^A^y^^-f K (TBAF) / 
rh7tH075>^at(lN, 3.6mL, 3. 6amo 

■f-(*3. 1X21. 5+1. 5c«. 50-67%BH& 
x^/A^MJ-y ) IcJ: (690 
ng. 9 6%) fc&feitoSfc LT#fc. 

[0049] FAB-MS (LR) : m/z 477 

(MH\ 20.8%) . 

FAB-MS (HR) : Calcd for CzsIhiN 
zOe : 477. 1 297. Found:4 7 7. 1 3 1 3 
1 H-NMR (CDCI3 ) d : 8. 54 (br. 1H. N 
H , DzO exchangeable) , 8.09—8.04. 7.6 

2- 7.41 (10H. Bz) . 7.65 (d, 1H, H — 
6, Je. 5 = 8. 2Hz). 6.34 (d, 1H, H- 
1'. Ji\ 2' = 4.5Hz) . 5.67 (d. 1H, H- 
5. Js. 6 = 8. 2Hz) . 5.63 (d. 1H, H- 
2'. Jz', l , = 4.5Hz) . 4.79 (dd, 111. H 
-5'a. Js'a. 4' = 5.7Hz, Js'a. 5'b=12,3 
Hz) . 4.73 (dd. 111, H-5'b, Js'b, 4' = 
3. 1 Hz, Js'b. 5'a= 1 2.3Hz) , 4.49 (dd, 
111, H-4', J4', 5'a=5.7Hz, JV, 5'b= 
3.. I Hz) , 3.35 (brs. 1 H . 2'-OH, DzO 

exchangeable). 2.7 8 (s. 111. 3'-C-C = 
CM) . 

Anal. Calcd for CzsHzo Nz Os ■ 0 . 5 H2O : 
C. 6 1.86;H, 4.36 ;N, 5.77. Pound: 
C . 6 1.91 ; H , 4 . 3 3 : N . 5.47. 
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1005 0] (3)l-(3,5-i''-0-'C//^ 
- 2 -t**^- 3 - C -Xf--^- $ - D - »J 
yh75/^) ^i^u 

1- (3, 5-v-0-oy^;W-3-C-x^-;l/ 
-y3-D-U^-^>-r-7^y v;U) >)5^K6 50 
mg, 1 . 3 6(M0l ) *mt**h\s> < 1 4 bL ) 
U 1 , 1 ' -ttODVX-fVi?* 5 ^V-;l/ ( 5 4 On 
g, 2 . 7 3 mraol ) £Hll*. . T^^Of^ffl^T^iaT 1 7 
B$«fL*:. gjt38Jg£?OD;Jvl/A ( 1 OmL) t 
10 * (30bL) fcfcftffiU (30bLX 

2 ) , mm* ( 3 o«l ) -ca^a. **eaBtt-h 

<y-fe'y ( lOOaL) trr-7tKo75> (2 0i 
L) i&jjPiTjgWt. AIBN (6 7.0ng. 0.4 Ibb 
ol) % YVX1rM-y>\4 Y=74 K ( 1. 10oL, 4. 
0 9bi»1) «0* s 8 0t:T'5#faM!yafrU:. R£ 

■L) SrJox., 4B$Hi&b<8U¥U:. S^c**!^ 

20 TS*U:. aaE^lfflftX^I/ (30iL)tlM77 

ttj/vv&imm ooiL) td^sau ^rtasss 3 

jSLT^fftf* ( 3 OaLX 2 ) s flffittfi* ( 3 Ob 
L) T8»U h 'J AT-Ssaa L fc . ^3S 

®. ra*«BET***s* t . she* ^ y a 5 

^071-/77^- U3. 5x1 Ocm. 5 0%U# 
x^|//As^y) (cJOttKU £<^~T-fe r--r->J 
;K8 0bL) t^^y(5 0mL) fcfc#RU 7-fc 
r-^r-'Jjl' (8O1L) t^*y-y (5 0bL) ttc^iffi 
U T-feh-h'J/^JrA.^y (5 0bLx2) "Cft 
30 ft L£ . «iFF}8&£®£ L . »s?iE^ ^ 'J X? 5 A 
7Q-Vh/^7-{- (<^3.5X10cb. 50%»H$X 

&)W*<**rv) izx omsuu, ste^^Bs ( 3 6 8b 
g, 59%) zm&mttixttK. 

[0051] EI-MS (LR) : m/z 460 
(M\ 0.02%) 

El-MS(HR) : Calcd for CzsHzoNzO? : 
4 60.1 269. Found: 4 6 0. 1 2 59 
'H-NMR (CDCIs) 8 ; 862 (brs. 1H. N 
H, DzO exchangeable) , 8-0 9—7.4 4 ( 1 1 
40 H, Bz, H — 6 ) , 6.3 7 (dd, 1H, H - 1 ' , 
jr.z'a=6.2Hz. Ji',2'b=7.4Hz) . 5.67 
(d. 1H. H-5. Js.6 = 8.2Hz) , 4.88 (d. 
2H, H-5'ab, Js'ab. 4' = 4.6Hz) . 4.78 
(t, 111, H-4', J4', 5'ab=4.6Hz. ) , 3. 
20 (dd, 1H, H-2'a, J z a. 1' = 6. 2 Hz, Jz' 
a, 2 'b=14. 5Hz) , 2.85 (s, 1.11, -C-C = 
CH) . 2.79 (dd. LH. H-2'b. Jz b,l'=7. 
4 Hz. Jz'b. 2'a= 1 4. 5 Hz) . 
Anal. Calcd for C2SH20N2O7. 
50 5HzO : C. 6 3-96 ; H , 4.51 ; N, 5.96. 



(12) 
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Found:C, 64.22;H, 4.52:N, 5.75. 
[0052] (4) 1- (2-r^^-3-C-X^ 

1- (3,5- : J-0-Ky*/4;\,-2-T** : s-3 

5v/K5 0.0mg. 0.1 lnmol) **9;-)V(2* 
DtfftftPU 5KT-lWJx*+y-y/X9 y-)V 
J§?S(2 6juL, 0.13maol) *Mt. 7;U=f>#ffl 
*T, ^S-C2. SlfflHWfLfc. RJCjgJftt 1 NJSg? 

<w 9 j-MzMfr lwd yiuzws s-fr mmsr 

- (<t> 1. 1 x l l + ici, I0%^^y-;l//^ou 
*^A) CiOfSSSU ft&Hil (26.0ag, 95 

x? y-tUX 0S»aLT#fe. 
[0053] EI-MS (LR) : m/z 252(M 
1.10%) 

EI-MS (HR) : Calcd for C11H12N2O5: 
252.0745. Found: 2 52.07 52 
1 H-NMR (D2O) d ; 7.9 9 (d. 1H. H-6, 
Je.s = 8.2Hz) . 6.28 (dd, 1H, H-l'. 
Ji',!'a=6. 2Hz, jr,2'b=7.4Hz) , 5.91 
(d, 1H, H-5, J5,6 = 8.2Hz) ,4.11 (m, 
1H. H-4') . 3.93 (b, 2H. H-5"ab) . 
3.18 (s, 1H. -C-C=CH) , 2.74 (dd, 
1H, H-2'a. Jz'a. l' = 6.2Hz, J 2 'a. 2 'b= 
13.9Hz) , 2.59 (dd, 1H. H-2'b. J 2 'b, 
l' = 7.4Hz. J2'b.2'a= 1 3.9Hz) . 
1 3C-NMR (MeOH) 8 : 1 66. 18 (C) . 1 
52.2(C), 142.20 (C), 1 02.60 (C 
H), 89.99(CH), 8 5.74 (CH) . 83. 
25 (CH), 76.78(C), 73. 94 (C), 6 
3.34 (CHj) . 47.49 (CH 2 ) 
Anal. Calcd for CiiHi2N20s : C, 52.3 
8;H, 4.80;N. 11.10. Found : C . 5 2. 
1 2 ; H, 4.86 ; N. 11.00. 
[OO54]|*afe0i|2 

1- ( 2-r>i-*v-3-C-x^--;U-0-D-'j7K 

-^yhyy/^iv) isv>>> (\ta$t2) oias 

(1)1- (3,5-¥-0~'<>y4)\,-2-T** 
y - 3 -C-^~)V- 0 - D - 'J tf-^y h 7 7 J is 

iv) y hyy 

1- ( 3,5-y-o-<y^;p-2-r^^y-3 
-c-x^-;w-^-D-u^-'<.yb75y-y/i') *r 

7y;Kl50nx. 0.33oj»I) m^h'Jil' 
( 3mL) t,immt. hlM V7n tr/Ky-tfy;*.^ 
-/P?0'J K (TPS^O'J H) (200ns. 0.66b 
boI), h^X^/UTSy (9 2#L, ().6 6«iboI). 
DMA P (80ag. 0.65«uk>I) ZMl. TiW/ft 
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(3.obd mi, 2omm&£Tmuz. m& 
mmm&xi-fr ooau < 1 obl ) t\zm. 
u wmto.iNmmfcmmaoaL) s o.sn 
JSise*^?Si (iobl) s tK (ioblx4) % mtm 
7K(i0BL)m#u, m*ma-hV'7J>z't&&L 

m2&zmzm/®Mzm®£i. yy*^*? 

10 &9Wh?77j- (<J>1. 6X12. 5 + 2. Oca, 

^Bj(136Bg, 9 1%) ££te@f*ct£HJ®fc L-T® 
ft. 

[0055] E I -MS (LR) : m/z 459 
(M\ 0.04%) 

EI-MS (HR) : Calcd for C26H21N3O6: 
4 5 9.1429. Found: 459.1412. 
'H-NMR (CDCI3) $ ; 8. 1 0—8. 00. 7.6 
2—7.4 2 (b, 1 OH, Bz) , 7.7 6 (d. 1H, 

20 H-6. Js.5=7.5Hz) , 6.37 (dd, 1H. H- 
1". Ji'.2'a=5.9Hz, Ji'. 2 'b=7.4Hz) , 6- 
30—5.00 (br s. 2H. NH2. D2O exchangea 
ble) , 5.63 (d, 1H, H-5, J&.6 = 7.5H 
z) , 4.89-4.83 (b, 3H, H-5'ab, H- 
4') . 3. 38 (dd. 1H, H-2'a, J2'a,r = 5. 
9Hz, J2'a,2'b= 1 4. 5Hz) . 2.78 (s, 1H, 
-C-C = CH) , 2.69 (dd, 1H. H-2'b. 
J2'b,i' = 7.4Hz, J 2 'b,2'a=14.5Hz) . 
Anal. Calcd for C25H21N3O6. 6 5H 2 0: 

30 C, 63.73 ; H, 4.77 ; N, 8.92. Found: 
C, 63.94 ; H, 4.66 ; N, 8.62. 
[0056] (2) 1- ( 2 -7***^-3 -C -X^ 
-;W-/9-D-'J-tC-tyh7^7v-;W) yi-yy 
1- (3,5-i'-0-KyY-<fr-2-T**i>'-3 

-c-x.j--)\,-/3-D-yx-'<y vy=7j*s)V) y 

h>-y(200Bg, 0.44niol) ?7-/M8.8 
bL) izmWl. 5NtMj7^t7-h/^^/- 
;^?S(100juL, 1.2 Ommol) ^J|Bi % TlV-dy 

wmTm&£x 1 ftHJWrU:. mmm\z 1 num. 
9-7 7 ^ itfzmz wmmi^Em i . y 

Vti-yiWj ?i»^D7 V-Tyy < - ( « 1 . 0 x 1 0 + 
Icb. 2 0%.X?y-;ly'?oa*/HO fcj: 9®$! 
U ( 1 ObL) fc?nn*/l/A ( 1 ObL) fc 

fctffflU tKISt? ( 1 0«Lx 5 ) 
Lfc^«ffiT»«t*ff*Lfc. ft^*2 ( 1 0 9Bg, 
quant) ZM&lti&Wmi: LXfttz. ^rlffffltit 
fHiffi«3afc Ls x^ 7-;kt bp : 

W 1 0 5X: 
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[00 57] E I -MS (LR) : m/z 251 (M 
\ 2.90%) . 

EI-MS(HR) : Calcd for C11H13N3O4 : 
2 51.0905. Found : 2 5 1 . 0 9 3 2 . 
1 H-NMR (D2O) 8 ; 8.17 (d, 1H, H-6, 
J 6 ,5 = 7.9Hz) , 6.22 (dd, 1H. H-l*. 
Ji*,2'a=6.3Hz, Ji\ 2'b=6.7Hz), 6.2 
1 (d, 1H, H-5. Js,6=7.9Hz) , 4.17 (d 
d, 1H, H-4\ j4 , .5 , a=3.6Hz. J4',5'b= 
6.0Hz), 3.98 (dd. 1H, H-5'a, Js'z.t' 
= 3.6Hz, J8'a,5'b=12.5Hz) , 3.93 (dd, 
1H. H-5"b, JB'b,4' = 6.0Hz, J6'b, 8 'a=l 
2.5Hz) , 3. 1 5 (s. 1H, -C-CsCH) , 
2.80 (dd, 1H, H-2'a. Ja'a.i ' = 6 . 3Hz, 
J 2 , a, 2 , b=14.0Hz) , 2-57 (dd, 1H, H- 
2'b, J2'b,i' = 6.7Hz, J2'b,2'a=14.0H 
z) . 

l3 C — NMR (MeOH-d4) 
5:161.51 (C), 15 2. 2 (C) . 14 8.94 

(C), 14 6.38 (CH) . 9 4,53 (CH). 9 
0.76 (CH) . 83.25(CH). 87.38(C 
H). 8 2.89(CH). 77.05(C). 73.9 
8 (C) . 63.07 ( CH2 ) , 47.90 (CH2 ) 
Anal. Calcd for C11H14CIN3O4 . 4 5H 2 0 : 
C, 4 4.6 6 ; H, 5.08;N, 14.21. Foun 
d:C. 44.89;H. 4.86;N. 13.92. 

[00581 $m.M3 

1- (2-f r ^>'-3-C-xf-^-/3-D-'J^ 

3)<nm 

(1) 1- (2-O-te r t-t/fVl^t^i/U/U 

- 3 , 5 - v - o -<yy 4 iv- 3 - c - m> * +a<v 

"JAdC^cyP-jS-D-yaK— Wh75/y;K -5 

1- (2-O-te r t-'? J f-A>i?*+)Vi'*)iV-3- 
C - h »J * 0 lU^—ll-fi - D - <J jtf-'S.y f- 
75;^) -5-^W5y'K4 7 0«, 1.0 0 
nunol) Zmmi ( 1 ) kPWWtRB8-*fe. RK(i2 
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(MH\ 43.8%) . 

FAB-MS (HR) : Calcd for C35H45N 2 08 
Sit : 677.2711. Found : 6 7 7. 2 7 5 5 . 
'H-NMR (CDCI3) S ; 8. 1 6—7.4 4 C 1 2 
H, Bz, NH, H-6. D2O exchangeable (N 
H) ] , 6.33. (d, 1H, H-l'. Ji'.i'-S. 
8Hz) . 5.82(d, 1H. H-2'. Jj\r = 5.8 
Hz) , 4.73 (dd, 1H, H-5'a, J5'a,4' = 5. 
0Hz, Js'a,5'b=l 2.4Hz) . 4.67 (dd. 1 
10 H, H-5'b, J 5 , b.4 , = 2. 7Hz, Js'a.5'b=12. 
4Hz) . 4.40 (dd. 1H, H-4\ J«\ 6 'a=5. 
0Hz. J4'.5'b=5-Me) , 0.87 (s, 9H, t- 
Bu) , 0.2 5, 0. 1 5 (each s, each 3H, M 
e) . 0.1 0 (s. 9H, TMS) . 
Anal. Calcd for: C35H44N2O8 Si2 : C. 62- 
10;H, 6.55;N, 4.14. Found:C, 62. 
15 ; H, 6.58 ; N, 4.35. 
[0060] (2) 1- <3,5-5>-0-'O'yWA' 
-3-C-X^yW-/9-D-U^-^b7 7y v 
20 )V) - 5-X+>V*77*s>V 

1- (2-O-ter t-^^Vi/^tVz/^tVS, 

-<yY4 )V- 3 - C - hO X +)V is y 
f-x;W-i8-D-y,-K-^h79y^l') -5-** 
;P«79>-;K5 7 0Bg, 0.84m»1) *#3mi 
(2) i:HJ««r*tt'CRI5S*fc. Rjai64HaiT35tt 

Lit. wmmw&TmmmikL. 

U2.7xi9 + 1.5c». 5 0%B^x-t;P/^df1>- 
30 V) fcrCHWU mffl.&hl ( 3 9 9ig, 9 7%) *fc 

mmt lxwz. 

[0061] FAB-MS (LR) :m/z 491 
(MH\ 2. 1%) . 

FAB-MS (HR) : Calcd for C26H23N 
2 Oe : 4 9 1 . 1 4 5 3 . Found : 4 9 1 - 1 4 2 8 . 
'H-NMR (CDCI3) d ; 8.22 (brs, 1H, N 
H, D2 0 exchangeable) , 8. 1 3—7.4 4 ( 1 0 
H, Bz) . 7.42 (d. 1H, H-6, Je. Me= 1 . 
0Hz) , 6.43 (d. 1H, H-l'. Ji',2' = 5.7 



mmwtmcozx-yhimzimb. mi£r®m% 40 Hz) , 5.72 (d. ih. h-2'. j*\r=5.7H 



*U 5S&£fiH&Xir;U ( 2 OnL ) t* ( 2 OmL ) |c 
1 Ntt&fcfflBK ( 5bL) Sfclifci*)!: fc#EU W 

2),*(20iL), ®ftt&g* ( 2 OiL) Tifeft 

77 4- U 2. 7 x 1 8cb, 2 9%HHRxf- /U/^ 
D-y ) fcj; 0««L, MB^-d* ( 6 1 8ng. 9 1%) 

[0059] FAB-MS (LR) : m/z 677 
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z) , 4.76 (t. 2H, H-5'ab, Js'ab, 4 =3. 
6Hz) , 4.50 (t. 1H, H-4', J4',s'ab=3. 
6 Hz) , 3.2 0 (br s, 1H, 2' -OH, D 2 0 ex 
changeable) , 2.77 (s. IH, 3'-C-C = C 
H) , 1.66 (d, 3H, 5-Me, J Me, 6=1.0 
Hz) . 

Anal. Calcd for : C26 Hz2 N2O8 . 2H 2 0:C. 
63.21 ; H. 4.60 ; N, 63.1 7 ; H. 4.5 
2 : N, 5.52. 

[0062] (3) 1- <2-T5h*i'-3.5-> ? - 



(1 
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o ;U-3~C -xf-^/w- 0-D-y tf-'* 

1- (3.5-y-0-^yy-f;P-3"C-x^r:;l/ 

-j9-D-ysK-'0'h75/>7l') -S-***^ 
^;M8 2 6mg, 1.6 8mol) £SUfc0|l (3) 

IB U!. KJ5i§&£ 1 N7 >v4fc# U ( 5 On 
X3) s *<50mLK&ft^M50aL)T^& 1 

u &*ese^b y *mcj: *)$mtti. rmt. 

£^T^£S*U $&£T*h-hy/P (100 
bL) t^*V> (5 0iL) TtfffiU T-bh^MJ* 
JBt^iry (5 0.LX4) Tafc»L«ET*«*« 
*Lfc, SSS^^y^y;^vA^ovh^7^- 

(03.5X1 3cm, 4 5%ffi»x^/^^y) T" 
NKU #V7*b-l>y;M5 0iL) fcA^y 

(5 0iL) fcT#EU 7~th~hV)UmZ^*V> 

(50hLx3) Vm^LWMt^ <472mg, 59 
%) £**fe%fffc Ltit. 

[0063] FAB-MS (LR) : m/z 475 

(MKT, 3.30%) . 

FAB-MS (HR) : Calcd for C26H23N 
2O?:475.1504. Found: 4 7 5. 1475. 
1 H — NMR (CDCh) d ; 8, 2 2 (br s, 1H, N 
H. D2O exchangeable) , 8. 1 6^-7.4 5(10 
H. Bz) , 7.42 (s, 1H, H-6) . 6.42 (d 
d, 1H, H-l\ Ji\ 2 'a=5.9Hz, Ji\ 2 'b= 
8. 1Hz) , 4.9 0 (dd, 1H, H-5'a. Js'a, 
4' = 3, 6Hz, J 5 'a,5'b=l 2. 3 Hz) , 4. 8 6 (d 
d, lH t H-5'b, Js'b, 4' = 4.8Hz, Js'b.s'a 
= 12.3Hz) , 4.79 (dd, 1H, H-4\ 
J4\5 f a=3. 6Hz. J4 , .5 , b==4.8Hz) , 3.18 
(dd, 1H, H-2'a, Jt 9 *.\' =5. 9Hz, J 2 , a f 2 t 
b=14.4Hz) , 2.86 (s, 1H, -C-C = C 
H) , 2.7 4 (dd, 1 H, H-2'b, Jz*h,r=8. 1 
Hz, Ja'b,2'a=14.4Hz) , 1.69 (s, 3H, 5 
-Me) . 

Anal. Calcd for : C26H23 N* O? . 8H20:C, 
6 3.88 ; H, 4.89 ; N, 5.73. Found: C, 
63.95 ; H, 4.76 ; N, 5.74. 
[0064] (4 ) 1- (2-7^^-3 ~C~xf- 
~)\,-0-D-VX-^>h7y/i/)U) 

1- ( 2-r^^-3, - 3 

-C -x*~;l,- 0 - D - y ;K-^> Y7yJ i/)V ) - 
5-^f/W7^M400ig I 0.84bibo1) 

mi (4) tmtto%f¥TTKjEZittz. Kmom\ 
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(01.7Xl4-h2.5cm, 1 2%X 5 J-fr/Vxxu 
*;UA) TfBRU Etc* (2 0aL) Wnn*W 
(3 0mL) fct'tfffiU *JK?OP#;W* (3 0mL 

x2) t*»u mrmm%3;Lxit%m < 1 9 

7mg, 88%) *m®mtlX®iZ. 
[0065] E I-MS (LR) : m/z 266 (M 
\ 8,60%) . 

EI-MS(HR) : Calcd for C12H14N2O5: 
266.0901. Found: 266.0877. 
1 H — NMR (DMSO-de) 8 ; 1 1-39 (br s, 1 
H, NH, D2O exchangeable) , 7.9 7 (d, 1 
H, H-6, JMe, 6 = 1. 1 Hz) . 6.27 (dd. 1 
H, H-l\ Ji\ 2'a=5.8Hz, jr, 2 'b=8.7 
Hz) ,6.25 (s, 1H, 3'-OH, D2O exchang 
eable) ,5.13 (dd, 1H, 5*-OH, JOH, 5' 
a=4.4Hz, JOH, 5'b=4.7Hz, DsO exchan 
geable) . 3.95 (dd. 1H. H-4\ J4\s'a= 
3.1Hz, J4\s'b=4.7Hz) , 3.81 (ddd. 1 
H. H-5'a. J5'a.4* = 3. 1Hz, Js'a, OH = 4. 
4Hz, J 5 'a,5'b=l 1,8Hz) . 3.77 (dt, 1 
H, H-5'b, J 5 'b,4' = Js'b. OH = 4.7Hz, 
J 5 , b, 5 , a=l 1.8Hz) . 3.7 1 (s, 1H, -C- 
C=CH) , 2.45 (dd, 1H, H-2'a, J2'a, 
l' = 5.8Hz. J2 , a.2*b=l 2.9Hz) . 2.39 (d 
d. 1H. H-2 f b. J2*b f i'=8. 7Hz, J2'b j2 'a= 
12.9Hz) , 1.87 (d, 3H. 5-Me, JMe, 6 
=*1. 1Hz) . 

Anal. Calcd for : C12 Hu N2O5 : C , 5 4.1 
3;H, 5.30;N. 10.52. Found : C , 54. 
00 ; H, 5,46 ; N, 1 0.22. 
[0066] 136014 

9- (2-r^ d f>—3-C-X^;U-/3-D-y^ 

(1)9- (3, 5-^-0-^^/^^-3-0 »X 
^-;U-^-D-y;K- / <yh7^y^;l/) Tr-V) 
9-(2-0-tert - 7^)V it* U )V~ 3 ~ 
C - V y 4 V 7°oe^£/ y ;l/Xf-;l/- 0 — D — y 7K- 
> ^yh7^/^l/) Tr^> ( 1 - 1 2g. 2.00nmo 
1) &T*h~hVfr (20aL) izmmt. DMAP 
(0.5 4g, 4.4 0md1) . mX&MmiL ( 1 • 0 0 
g. 4.4 0fflaol) SrlU^s Tf^ynm^T5 0VAzX 

l. mrmmzmmzmmt, mm^i (4 

OfiL) , 0. INSIKtRJSS (40mL) T'^St. W 
K«^ftW^Bt7k^-hy^A7K}§«(4 0mL) . * 
(4 0aLX2) „ ftffiAJS* (4 0dL) T^#L. * 

50 «£FF»«SrS*Lt«firT. 4 0trp-«(iaiL 




< 
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fc. ^<7Hk^fi9^xh7hHn77y (2 0bL) fc» 
B?U Orfc&SIU »»<0.3 0bL, 5.0 0bbo 
1) , TBAF/rh5hH077>^S ( 1 N, 4.8 
ObL, 4.80miaol) fcflUX., 7-«-|aj9#L^(C^a 

mt£i'»*?>l'*m>>?V'?b?'J7 4 - (3. Ox 

i4+2oi, 3%xfi;->i>/?w*>wmm 

L„ ©Ett^Hj ( 9 1 9iBg. 9 2.3%) SrlSfefflHcR 

{0067] 'H-NMR (DMSO-de) d ; 8.4 
2, 8.16 (each s, each 1H, H-2&H- 
8) . 8.15-7.6 2 (i, 10H, Bz) , 7.41 

(br s, 2H, NHi, DaO exchangeable) , 7.1 
6 (s, 1H, 2' -OH, D2O exchangeable) , 6. 
53 (d. 1H. H-r. Jt'.r = 6.6Hz) . 6.4 
4 (d, 1H, H-2". J2'. I ' = 6.6Hz) , 4.91 

(dd, 1H, H-5'a. J 5 'a,4 ' = 3. 9 Hz. J5'a, 
5'b=l 2. 1Hz) , 4.86 (dd, 1H, H-5'b, J 
5'b.4' = 6. 1Hz. J5'b,5'a=12.1Hz) , 4.64 

(dd. 1H. H-4*. J4'.5'a=3.9Hz. J4\5'b 
= 6.1Hz) . 3.95 (s, 1H. 3'--C-C«C 

H) . 

[0068] (2) 6-N,N-i*<>'*AfA— 9- 
( 3 , 5 - if- O -<V VA )V~ 3 - C -xf-^/l/- 2 

- o-tt*i>vx~)i<i 5 yyvfo-e -d-d 

9- C3.5-^'-0-^yVM/l'-3-C-:r-^--;U 

-/s-D-'j-^-^yh?^/^) rf-y) (56 

Omg. l.OOnmol) SrT-te F-F y>M 1 0 . ObI ) (C 
!g}8U DMAP (0.6 lg, 4.90bk>1) . SiVs 

y ;K 5 8 0 >u«L) £ flu*. . r^y^H^T 1 
8^JS#Lfc. RJi^«tt*2MniT6 0^Pn« 
#U *^^$&£2tetC«»U St«X*/M3 
ObL) . O.lNiglfert&ia (2 0bL) (C#KL. * 

(3 0nLX2) . feft&iS* (4 0bL) TifcftU ** 

&Lfc. 3^t)W5rfh-7h Hn^^y (6.5mL) IZ 
®ffil. O^W&fflU *K (9 3/*U 1.5 6ho 

I) „ TBAF/rh7hHo79>H}S ( 1.0 N. 
1.4 ObL, 4.8 0bbo1) SrJjII*.. 7$HSHRtt Lfc» 
taSM"C2 0<M8HWfL!t. ^iS^«t2r«HTF^«E 

«*^T««£«*U £0>fctf>*yy#y 
rt^A^UVhT??-*- U3.0X 1 4-1- 2c 
b) . 5 0%B^X7VU/'vJf^y7:^L. -ift^ati 
Lfc. iflSJSft^f-Wy ( 5.0mL) fcjgMU 1 . 

i -&ni]i\,x-)vvi sry-^fcioi, siatr 2 
4«rh»tU:. £j5ig&£ 0. 1 Njaffit^s?ft ( 1 o» 
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l) mmmm-hv?2>mm ( 1 obd * < 1 

Obl ) % mam* ( 1 ObL) ttt»Uil*«SH'h 

1HVfWl , 5J»9U'?W77 4- (41.8X14.5. 

5o%»BSx^/^-y-y) tiy^s&L. mats 
%(26 9Bg. 59. 2%) hhmwu: i/c*fc. 

[0069] FAB-MS (LR) : m/z 818 
(MH* , 45.8%) . 

FAB-MS (HR) : Calcd for C44H32N7O8 
10 S:818. 2032. 1017. Found:818.2 
044. 

l H-NMR (CDCI3) 3 ; 8. 6 1 (s. 1H. H- 
8) . 8.58 (s. 1H, H-2) . 8. 14-7.2 6 
(22H, Bz, Ib) , 6.91 (s, 1H, Ib) , 6. 
84 (d, 1H. H-l*. Jl\2' = 3.8Hz) , 6.5 
9 (d. 1H. H-2'. J2',l' = 3.8Hz) , 5.03 
(dd. 1H. H-5'a. J5'a.4.' = 3.6Hz. J5'a. 
5'b' = l 1.7 Hz) .4.98 (dd, 1 H, H-4'. J 
4\5a.' = 3.6Hz, J4',5V = 5. 7 Hz) , 4.93 
20 (dd. 1H. H-5"b. J5'b,4. ' = 5 . 7 Hz. J5'b, 
5'a=l 1.7Hz), 2.98 ( 1 H. 3~C-C=C 
H) . 

Anal. Calcd for C44H31N7O8S • 0.2AcOE 
t: C, 64.30 ; H, 3 94 ; N, 1 1.79. F 
ound:C, 64.59:H, 4.2 2 : N, 11.58. 
[0070] (3) 6-N.N-SX.yyM/i'- 9- 
(2-f^^-3,5-y-0-^'/>(ih3-C 
-xf--^-/3-D-y#-^yh75y^) 7f- 

y 

30 >u-9- (3.5-^-0-^.yv 

TYy tv- 0 - d - y #-^y h 7 7 j ) r r-y 

(220ng. 0.27bbo1) £}-;FXy#j# (X2) 

^v-tfy (2 7bl, 3 o^-rar;w^y^S:A'7 
yy/Lfct>o) izmwi, r^^y^iffl^T. iti^ies 

tiCMiyf-A^-^W h*5M F (87/x 
L. 0. 3 2nn»l) t A I BN (1 3ig. 0.0 8bbo1) 

(rxy*ym (i.o i*d zmt. 2omh\&m 
8SL^„ Kmmzx.tt im^itmu w&rmmw 

40 *L^„ W.mT*Y--bi)>\s (20bL) rffitUU 
^•y-y (3 0bLX3) TiS^LJt. ^^t«0Srja£E 

y M PV F /57 i - ( * 1 . 8 X 1 3 + 0 . 

so. 4oxs«if*/Mty) izxwmi. mm 

it&to ( 9 6ng, 5 1.6%) Sr*fe!fe®t LTfSfc. 
[007 1 ] FAB-MS ( LR) : m/z 692 
(MH + . 5. !%) ■ 

FAB-MS (HR) : Calcd for C40H30N 
50 507:6 92.1 4 3. Found : 6 9 2 . 27 19. 



(16) 
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1 H — NMR (CDCb) S ; 8.61 (s. 1H. H- 
8) . 8.40 (s. 1H. H-2) . 8.04-7.34 

(20H, Bz) , 6.59 (dd, 1H, H-l\ Ji\ 
2'a=7.4Hz, Ji',2'b=6.4Hz) , 4.94 (dd. 
1H, H-5'a, J6'a.4' = 3.0Hz. J5'a.5b* = l 
0.9Hz), 4.91 (dd, 1H, H-4\ J4',5'a, 
= 3.0Hz. J4\5'b=5.6Hz) . 4.87 (dd. 1 
H. H-5'b, J5'b.4,' = 5.6Hz, J5'b,5'a= 1 
0.9Hz). 3.51 (dd. 1H. H-2'a, J2'a.l.' 
= 7.4Hz, J2'a.2'b=14.3Hz) , 3.33 (dd. 

1H. H-2'b, J2'b,l, , =6.4Hz. J2'b,2'a=l 
4.3Hz) , 2.85 (s. 1H, 3-C-C = CH) . 
Anal. Calcd for CoHmNsOv • 0. 7 HjO : 
C. 6 8.2 1 ; H. 4-3 5 ;N. 9.94. Found: 
C, 68.46 ; H, 4.46 ; N, 9.62. 

[0072] (4 ) 9- (2-x**x-3-C-x^ 

6— N.N- iX-yV"* tV— 9 — ( 2 -t***- 3 , 5 
-1/-0 )V- 3 - C -X^- - )V~ 0 - D - »J 



= 5.8Hz) . 4.24 (br.s, 1H. H-4') , 4. 
01 (dd. 1H. H-5'a, J5'a,5'b'= 1 2. 5 H 
z) , 3.95 (d, 1H, H-5*b, J5b'.5'a.= 1 2. 
5Hz) . 3.18 (s. 1H, 3-C-CsCH) . 3. 
09 (dd. 1H. H-2'a, J2"a, 1, ' =7 . 4 5 Hz, 
J2'a,2 , b=13.2Hz) , 2.89 (dd, 1H, H- 
2'b. J2'b.l, , = 5.8Hz, J2'b.2*a= 1 3. 2 Hz) 
13 C-NMR (MeOH-cU) 
S : 1 57.50 (C) . 1 53.53 (C), 141. 
10 70 (C) , 126.80 (C) . 120.50 (C) . 
90.92(CH), 86.23(CH). 83. 11 

(CH) ,7 6.57(0,74.37(0,6 3. 
77 (CH) , 47.13 (CH) 

[0 0741 ^IStiSBfcflll <&*«$) 
t MCBjffllfc. L 1 2 1 Ommt: 1 X 1 0 5 cel ls/well 

mmZittl®. RPMI 164 0^f^ATl^ 

jgg?(c#s?L. &K\uzmai®mvK. 5%ccm 



if,-'<>Y75Jis)V) 7f-V (55«g, 0.08mo 20 J: OitfflJfi&SrftfflLrt:. teft^fycoWMMPfftZ^yh 



D^?y-;Ki.6iL)i:ilBU 5N^hU»> 

AsXT-y-V/Xfy-frmW. (20/iL, O.Imo 

i ) ant. Ttn>mw&T. muizx 1 1 . 5&f®m 
nttz. %mmzi nm^mmtx^L. m 

/77^(*0.9X7. 5+Icb, \2%*9J- 
;k/?pu*;l/A) lZXWmUk£%)>4 (2 5«g. quan 

t) immmmmt ixm. 

[0 0 7 3] an: 118—12 01C 
El-MS(LR) :ra/z 2 7 5 ( M + , 4 . 6 
%) - 

El— MS(HR) : Calcd for C12H13N5O3 : 
275. 1017. Found: 27 5.1028. 
1 H — NMR (DzO) S ; 8-5 6 (s. 1H. H- 
8) . 8.43 (s. 1H. H-2>. 6.54 (t like 
dd, 1H, H-l', Jl\2'a=7.5Hz, Jl',2'b 



tLxmit:. mm&iiz*-?. 

[0075] 
[i£l] 
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[0076] £<mm*e,mt>fr%£ a *mnt$ 
mmhxwizwimm&ni us. 

[0077] 

im\<?m%} *IIW<^ffi&2-T**i'-3-x^ 

mmzm. tmm\t LxmThh. 



